
a 



^ Office/ 



^CT/GB 200* / 0 0 0 0 3 




INVESTOR IN PEOPLE 



PRIORITY 
DOCUMENT 

compK, or transmitted in 

COMPLIANCE WITH RULE 17.1(a) OR (b) 



The Patent Office 
Concept House 
Cardiff Road 
Newport 
South Wales 
NP10 8QQ 



REC'D 0 5 I4l 


W 2004 


WIPO 


PCT 



"™ ai f UC11, S an oirice r auiy autnonsed in accordance with Section 74(1) and (4) 
of the Deregulation & Contracting Out Act 1994, to sign and issue certificates on behalf of die 

£3? rV?" ' h6reby *"* annexed hereto is a teue c °Py of the documents as 

originally filed m connection with the patent application identified therein 



n th^ ^ r , 6 PatentS (Com P anies ^-registration) Rules 1982, if a company named 
qSi £ My ^"P^y in S documents has re-registered under the Companies Act 

1980 with the same name as that with which it was registered immediately before re- 
?° n as, or inclusion as, the last part of the name of the words 

public limned company or their equivalents in Welsh, references to the name of the company 

wi£ JZ 2 ! , any accompanying documents shall be treated as references to the name 

with which it is so re-registered. 

PlctT^r^ 6 rU,eS> ±& W ° rdS " PUbIiC Hmited C ° mpany " may be repIaced ^ P- Lc ' 

^hSlT 1011 Under ±e C «?¥« h * Ac * does not constitute a new legal entity but merely 
ggubjects the company to certain additional company law rules. 



Signed 

Dated 23 February 2QQ4T 




Request for grkat^jfQf 

(See the notes on the back of this form. You can alsJget 
an explanatory leaflet from the Patent Office to help 
youjmin this form) 



The Patent Office 

Cardiff Road 
Newport 
Gwent NP9 1RH 



1. Your reference 



A3AB/3VM 



2. Patent application number 
(The Patent Office mill fill in this part) 

3. Full name, address and postcode of the or of 
each applicant (underline all surnames) 



Patents ADP number (if you know 



it) 



If the applicant is a corporate body, give the 
country/state of its incorporation 

4. Title of the invention 



0300495.9 

Ibe 30C Group pic 
Chert sey Road 
Windlesham 
Surrey 
GU20 6H3 



United Kingdom 



09 iM2003 



IMPROVEMENTS IN AND RELATING TO 
GAS CAPSULES 



5. Name of your agent (if you have one) 

"Address for service" in the United Kingdom 
to which all correspondence should be sent 

(including tbe postcode) 



Wilson Gunn Gee 

Chancery House 
Chancery Lane 
London 
WC2A 1QU 



Patents ADP number (if you know it) 



08209934001 



>. If you are declaring priority from one or more 
earHer patent applications, give the country 
and the date of filing of the or of each of these 
earlier applications and (if you know it) the or 
each application number 



Country Priority application number 

(if you know it) 



Date of filing 
(day/ month /year) 




Is a statement of inventorship and of right 
to grant of a patent required in support of 
this request? (Answer <Yes* if. 

a) any applicant named in part 3 is not an inventor, or 

b) there is an inventor who is not named as an 
applicant, or 

<0 m y named applicant is a corporate body. 
See note (a)) 



Yes 



Patents Form 1/77 

9. Enter the number of sheets for any of the 
following items you are filing with this form. 
Do not count copies of the same document 

Continuation sheets of this form 
Description 

Claims 
Abstract 

Drawings 




a- 



2TZ 



10. If you are also filing any of the following, 
state how many against each item. 

Priority documents 

Translations of priority documents 

Statement of inventorship and right 
to grant Of a patent (Patents Form 7/77) 

Request for preliminary examination 
and search (Patents Form 9/77) 

Request for substantive examination 
(Patents Form 10/77) 

Any other documents 

(please specify) 



11. 


I/We request the grant of a patent on the basis of this application. 

Signature f) / J E> ate 
(jJdUn^ 9 January 2003 


12. Name and daytime telephone number of 
person to contact in the United Kingdom 


A 0 A Bubb 0207 242 2631 



Warning 

After an application for a patent has been filed, the Comptroller of the Patent Office will consider whether publication 
or communication of the invention should be prohibited or restricted under Section 22 of the Patents Act 1977. You 
will be informed if it is necessary to prohibit or restrict your invention in this way Furthermore, if you live in the 
United Kingdom, Section 23 of the Patents Act 1977 stops you from applying for a patent abroad without first getting 
written permission from the Patent Office unless an application has been filed at least 6 weeks beforehand in the 
United Kingdom for a patent for the same invention and either no direction prohibiting publication or 
communication has been given, or any such direction has been revoked 

Notes 

a) If you need help to fill in this form or you have any questions, please contact the Patent Office on 0645 500505- 

* 

b) Write your answers in capital letters using black ink or you may type them. 

c) If there is not enough space for all the relevant details on any part of this form, please continue on a separate 
sheet of paper and write "see continuation sheet" in the relevant part(s). Any continuation sheet should be 
attached to this form. 

d) If you have answered *Yes' Patents Form 7/77 will need to be filed. 

e) Once you have filled in the form you must remember to sign and date it. 

f) For details of the fee and ways to pay please contact the Patent Office. 




IMPROVEMENTS IN AND RELATING TO GAS CAPSULES 

This invention concerns improvements in and relating to gas capsules. More 
especially, but not exclusively, the invention is concerned with the filling of relatively 
small gas capsules of the kind intended to be filled at relatively high pressure and 
then sealed by welding of a filling orifice of the capsule. 

Relatively small gas capsules containing a gas such as helium at relatively high 
pressure and intended for the delivery of small volumes of the gas as a one-shot 
dose by breakage a seal of the capsule are described for example in EP-A-0757202 
and EP-A-0821195. A method of filling and sealing such capsules is described, for 
example, in EP-A-0947760. 

In the filling and sealing of gas capsules of relatively small size with gases, such as 
helium, at which the vapour pressure at the temperature of filling is higher than the 
pressure to which the capsule is to be filled, there is particular difficulty in ensuring 
that the pressure of the gas within the sealed capsule is within desired pressure 
tolerances. This is because the gas contained within the capsule is not in liquid 
form, unlike other small gas capsules such as those containing liquid carbon dioxide, 
and the filling pressure is therefore directly related to the volume of gas within the 
caDsule. 

Hefium in particular is a gas that is very difficult to confine within a sealed container 
owing to its ability to permeate through the smallest leakage path, which effectively 
requires, for a gas capsuie of small volume, not only that the container is sealed by 
welding but that the fusion of the material of the capsule in the weld be sufficient to 
ensure the integrity of the weld and the exclusion of any potential leakage path due 
to imperfections such as porosity of the weld. 

In EP-A-0947760 as mentioned above, one method for welding such a capsule is 
described, which involves crimping a neck portion of the capsule whilst the capsule 



is filled with fluid under pressure and then releasing a free end of the capsule to 
enable welding thereof to take place in an environment that is free of the gas filling 
the capsule. 

The necessity for maintaining a gas tight crimp at the neck of the capsule during 
welding thereof is, however, not only inconvenient in manufacture, but is difficult to 
achieve in a production line involving rapid filling of a multiplicity of capsules. 

It is accordingly an object of the invention to provide an improved method of filling 
and sealing capsules of the kind generally described above. 

In accordance with one aspect of the invention, a method of filling a gas capsule of 
the kind having a hollow body portion and a cap assembled thereto and including a 
stem providing a filling orifice includes the steps of providing within the capsule prior 
to assembly of the body portion and the cap portion a stopper member that is loose 
within the capsule, filling the capsule with gas under pressure, causing the stopper 
member to -adopt a position between the body of the capsule and the filling orifice to 
obstruct the path of gas from the capsule, and releasing the gas pressure at the 
orifice of the capsule in order to cause the stopper member to be forced under the 
pressure of gas within the capsule into gas tight engagement with a portion of the 
cap member defining a passage to the orifice of the capsule. 

The method of the invention has the advaintage that, with suitable selection of the 
configuration and the material of the stopper member and an appropriate 
configuration of the gas passage that is to receive the stopper member, a gas tight 
seal can be obtained that is at least sufficient to retain the gas pressure required 
within the capsule during a subsequent welding step that may be required to ensure 
an effective seal of the capsule. 
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The method of EP-A-0947760 may, for example, be applied to the formation of a . 
welded seal of the container, with the exception that the first crimp made in the neck 
of the container can be effected in a portion of a stem of the container that is on a 
downstream side of the stopper member with reference to the body of the container, 
in order that crimping can be effected substantially without the presence of the filling 
gas at the point of crimping. The possibility of permeation of the filling gas to the 
environment of the weld during the welding process is thus substantially reduced, 
thereby improving the quality of the weld. 

Further features and advantages of the method in accordance with the invention will 
become apparent from the following description and the dependent claims. 

The invention is illustrated by way of example in the accompanying drawings, in • •' 
which: ; 

Figure 1 is a sectional elevation of a gas capsule after filling and sealing by a 
method in accordance with one embodiment of the invention, 

Figures 2 to 6 illustrate, in diagrammatic form, steps in a process in 
accordance with the invention for filling and sealing a capsule of the kind shown in 
Figure 1 , 

Figure 7 is a diagrammatic view illustrating a method of forming a welded seal 
at the orifice of the capsule shown in Figure 1 , and 

Figure 8 is a sectional elevation similar to Figure 1 showing a modified form of 
capsule. 

Referring to Figure 1, there is illustrated a gas capsule filled and sealed in 
accordance with one embodiment of the invention. In known manner, the capsule 
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comprises a body portion 1 closed by means of a cap 2, both of which are of 
generally cylindrical construction. The body of the capsule is closed at an end 1a 
and is tapered at 1b to form a neck over which engages a rim 2a of the cap 2, the 
free edge of the rim 2a being welded to the neck of the body 1a by means of a fillet 
weld, not shown. The cap 2 has an integral stem 3, a forward end 3a of which is of 
reduced diameter and is intended to be sealed by welding. 

As illustrated in Figure* 1 , the stem 3 contains a stopper member in the form of an 
elastomeric ball 4 formed of a material such as silicone rubber that is capable of 
forming a gas-tight seal by compression against a constricted portion 3b of the stem 
3 upstream of the tip 3a of the stem. In the position illustrated in Figure 1 , the ball 4 
has been forced into engagement with the stem 3 under pressure of a gas contained 
within the body 1 of the capsule in a manner that will be described in more detail 
below. It should be mentioned at this stage, however, that although the ball 4 is 
illustrated for convenience in Figure 1 as being of spherical shape, in practice the 
ball will be resiliently deformed to conform with the internal surface of the stem 3. 
The ball 4 may be of slightly smaller diameter than the internal diameter of the stem 
3. At the junction between the wider portion of the cap 2 and the bore of the stem 3 
there is formed a conical surface 5 which assists in leading the ball 4 into the stem 3. 

The method of filling of the capsule shown in Figure 1 will now be described in more 
detail with the aid of the diagrams of Figures 2 to 6. 

The ball 4 is initially introduced into the body 1 of the capsule prior to assembly of 
the body 1 and the cap 2, so that the ball 4 is received loosely within the body 1 and 
is trapped therein by the cap 2. As shown in Figure 2, the body 1 and cap 2 are 
united by laser welding. Whilst held within a fixture comprising upper and lower 
portions 6 and 7 retaining the body and cap tightly in engagement, the fixture is 
rotated about the longitudinal axis of the capsule as indicated by the arrow 8 whilst a 
laser beam 9 is directed at the junction between the body 1 and cap 2 to form the 
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above mentioned fillet weld. During welding, the ball 4 is located within the uppeY 
end of the cap 2. 

After removal from the fixture 6, 7, the capsule is inverted into the position shown in 
Figure 3, and gas pressure is applied to the orifice of the cap 2 via the tip 3a in order 
to ensure that the ball 4 is displaced away from the cap 2 and rests loosely within the 
body 1. In a second step shown in Figure 4, the capsule is evacuated via the stem 3 
and is then filled with helium at elevated pressure as indicated in Figure 5. 

The filling pressure of the capsule may be selected according to the intended use of 
the capsule, and would be typically between 10 and 80 bar. 

Whilst the gas pressure is maintained at the desired level, the capsule is inverted, as 
shown in Figure 6, in order to cause the ball 4 to drop into the cap 2 so that 
depending upon the diameter of the ball it either falls into the stem 3 or rests 
supported by the periphery of the surface 5. The gas pressure applied at the orifice : 
of the tip 3a is then released, causing the ball 4 to be driven by the gas pressure 
within the capsule so that it becomes arrested to form a seal at the restricted portion c 
3b of the stem. The capsule is then in the condition as shown in Figure 1. 

In the condition shown in Figure 1, the capsule is effectively a sealed container 
containing gas under high pressure. Depending upon the nature of the gas filling, 
the seal formed by the ball 4 may prove effective for a desired use of the capsule. 
When the capsule is filled with helium, the seal formed by a silicone rubber ball 4 is 
insufficient to form a permanent seal owing to the penetrative nature of helium gas, 
and therefore the tip 3a of the stem 3 must be sealed by welding. 

As shown diagrammatically in Figure 7, the capsule is located in the upright position 
illustrated in Figure 1, and the tip 3a of the stem 3 is closed by means of a first crimp 
formed by a lower pair of crimping jaws 10 that engage the tip 3a just above the 
constricted portion 3b, and the free end of the tip 3 is then crimped by an upper pair 



of crimping jaws 1 1 . After release of the jaws 1 1 , the end of the tip 3a is sealed by 
laser welding in the manner already described above. In addition, in accordance 
with a preferred feature of the method in accordance with the invention, a third pair 
of jaws 12 is caused to constrict the stem 3 at a point below the ball 4, to prevent 
displacement of the ball out of the stem 3 after sealing. It will be appreciated that, 
once the end of tip 3a is permanently sealed by means of a weld, the permeation of 
a gas such as helium will enable the gas pressure to become equalised at points 
above and below the ball 4, and there is thus a possibility that the ball 4 might be 
released back into the body 1 of the capsule without deformation of the stem 3 in 
order to trap the ball 4 in position. 

It will be appreciated that various alterations may be made to the above described 
method of the invention without departing from the scope of the appended claims. 
Thus, although in the method described the ball 4 is caused to move into the position 
shown in Fig. 6 under the influence of gravity, it is conceivable that movement might 
be achieved by other means, thus avoiding the need to invert the capsule. As shown 
in Figure 8, the method may be applied to a modified form of capsule wherein the 
constriction 3b of the stem 3 is in the form of a more gradual conical taper rather 
than a stepped shoulder. The conically tapered constriction 3b may be more 
suitable for filling the capsule at lower gas pressures, as the mechanical advantage 
of the portion 3b of the stem in constricting the ball 4 under the application of gas 
pressure is correspondingly increased. The capsule shown in Figure 8 may be 
provided with a welded seal in a similar manner to that described above with 
reference to Figure 7. 

In practice, the method of the present invention has proved to be successful in the 
formation of a temporary seal that is sufficient to retain a filling gas such as helium 
within the capsule during the relatively short period between the filling of the capsule 
and the subsequent welding of the tip 3a to form a permanent seal. 

It will be appreciated that the effectiveness of the gas seal achieved in the described 
embodiments of the invention is dependent upon suitable selection of appropriate 
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materials for the capsule and the stopper member as well as the relative dimensions 
of the respective components, the surface finishes thereof and the angle of taper of 
the constricted portion 3b of the stem 3. Although such parameters may readily be 
determined by trial and experiment, satisfactory results have been obtained in 
practice wherein the body portion and cap of the capsule are formed by deep 
drawing from aluminium, with the internal diameter of the stem 3 at the upstream end 
of the constriction 3b being between 2.15 and 2.25 mm. The angle of taper of the 
constricted portion 3b relative to the longitudinal axis of the stem 3 may be in the 
range of 7°, for the tapering stem shown in Fig. 8, and 60°, for the embodiment of 
stem shown in Fig. 1. With a stem of such dimensions, the ball 4 may be formed as 
a sphere of silicone elastomer having a diameter in the region of 2.0 mm to 2.3 mm 
and having a shore hardness in the region of 45 to 65 IRHD. In order to prevent an 
elastomeric ball of such dimensions from adhering to the internal wall of an 
aluminium capsule during the filling process owing to static electricity, the silicone 
elastomer is preferably rendered electrically conductive either by incorporation 
therein of a suitable proportion of an electrically conductive material such as carbon 
black, or by treating the surface thereof with an electrically conductive material such 
as graphite powder. 



Selection of the above parameters has in practice enabled satisfactory sealing of 
capsules of aluminium, having an internal volume of 3-5 millilitres and filled with 
heiium ai pressures from 10 to 80 bar. 



CLAIMS 



1. A method of filling a gas capsule comprising a hollow body portion and a cap 
assembled thereto and including a stem providing a filling orifice, including the steps 
of providing within the capsule prior to assembly of the body portion and the cap 
portion a stopper member that is loose within the capsule, filling the capsule with gas 
under pressure, causing the stopper member to adopt a position between the body 
of the capsule and the filling orifice to obstruct the path of gas from the capsule, and 
releasing the gas pressure at the orifice of the capsule in order to cause the stopper 
member to be forced under the pressure of gas within the capsule into gas tight 
engagement with a portion of the cap member defining a passage to the orifice of the 
capsule. 

2. A method according to claim 1, wherein said passage is so formed that it 
includes within said stem a bore having a constricted portion of reducing diameter, 
and said stopper member is formed as a ball of resilient material so dimensioned 
that under the said pressure of gas it is forced into said bore and trapped in fluid tight 
engagement with the said constricted portion. 

3. A method according to claim 2, wherein said bore is provided with a first part 
of wider diameter adjacent said body portion of said capsule and a second part of 
narrower diameter adjacent said filling orifice and wherein said constricted portion 
comprises a shoulder joining said wider and narrower parts and forming a seating for 
engagement by said ball under said gas pressure. 

4. A method according to claim 2, wherein said bore is provided with a first part 
of wider diameter adjacent said body portion of said capsule and a second part of 
narrower diameter adjacent said filling orifice and wherein said constricted portion 
comprises a tapered part of said bore extending between said wider and narrower 
parts, whereby under the pressure of said gas the said resilient ball is forced along 
the tapered part and compressed to a point at which it becomes trapped within the 
bore. 
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5. A method according to any one of claims 1-5, wherein said body portion and 
said cap are formed of aluminium or aluminium alloy. 

6. A method according to claim 2 or any one of claims 3-5 as appended thereto 
wherein said ball is formed of silicone rubber. 

7. A method according to claim 2 or any one of claims 3-6 as appended thereto, 
wherein after entry of said ball into said bore, the said stem is permanently deformed 
inwardly to constrict the bore between the body of the capsule and the ball in order 
to trap the latter within the stem of said cap. 

8. A method according to any one of claims 1-7, wherein after said release of 
gas pressure at the filling orifice of said stem, the tip of said stem is welded to close 
the orifice. 



9. A method according to claim 8, wherein said welding step includes the steps 
of crimping the said stem between a first pair of crimping jaws immediately adjacent 
the orifice in order to flatten and close the latter, crimping the stem at a point spaced 
from said orifice between a second pair of crimping jaws, releasing the first pair of 
crimping jaws whilst the stem is located between said second pair of jaws and 
welding said orifice by directing a laser beam along the line formed by the flattened 
orifice. 

10. A method according to any one of claims 1-9, wherein prior to said step of 
filling the capsule with gas under pressure, the capsule is first flushed with gas and 
then evacuated, said capsule being oriented with said filling orifice in an upward 
position during flushing and evacuation, whereby said stopper member is caused to 
rest loosely in the base of the capsule during the evacuation step. 

11. A method according to any one of claims 1-10, wherein the stopper member 
is caused to adopt said position to obstruct the path of gas, under the influence of 
gravity, by orienting said capsule with the filling orifice in a downward position. 
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A filled gas containing capsule produced by the method of any one of claims 
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